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100 c.c. with water, introduced into a separating funnel, acidified with 10
c.c. of dilute phosphoric acid (i : 3) and shaken- several times with 100 c.c.
of a mixture in equal volumes of (i) ether and petroleum ether boiling
below 70°, or (2) ether and benzene. It is next left at rest for about 12
hours and then again shaken three or four times ; after separation into two
layers, the aqueous acid liquid is withdrawn. The ethereal solution is
left for some time, after which the funnel is shaken somewhat so that most
of the drops of aqueous acid on the walls collect below the ethereal liquid
and can then be separated almost completely. The ethereal liquid is then
shaken vigorously, with 2-3 c.c. of distilled water, which is subsequently
separated as above. The washed ethereal liquid is filtered into a flask
and the funnel and filter washed with a little of the ethereal mixture.
If a more complete extraction of the saccharin is desired, the aqueous
acid liquid may be again extracted once or twice, 50 c.c. of the ethereal
mixture being used each time; but even this treatment does not result
in the total extraction of the saccharin.
From the united ethereal liquids the bulk of the solvent is distilled off,
the liquid residue and the washings of the flask with a little of the distillate
being evaporated in a dish at a gentle heat on a water-bath. The residue
thus obtained is dissolved in a little hot water and treated with a potassium
permanganate solution of about normal strength, this being added little
by little to destroy any extraneous substances extracted together with the
saccharin. The addition of permanganate is continued until the liquid
assumes a persistent pink coloration, the mixture being kept at about
100° C. during the treatment.
The aqueous liquid thus obtained is filtered and acidified with a few
drops of dilute phosphoric acid and then repeatedly extracted with 50 c.c.
of ether. The united ethereal liquids are washed with two quantities of
2-3 c.c. of water, as indicated above, and then filtered through a small dry
filter into a tared glass dish and, together with the few c.c. of ether used
to wash the filter, evaporated on a water-bath at a gentle heat and the
residue weighed.
This residue may be identified as saccharin by the following tests :
 (a)	In the first place by its peculiar, very persistent sweet taste.
 (b)	If in sufficient quantity to crystallise, by its m.pt, which, with
pure saccharin, is 223-224°;   the commercial product and that obtained
by the above procedure, if not well crystallised, melt at a rather lower
temperature.
 (c)	By transformation into salicylic acid.   Part of the residue is treated
with a little concentrated sodium (not potassium) hydroxide solution, the
of the saccharin and to prevent the formation of an emulsion. For this purpose the
alcohol-free liquid is heated to boiling and rendered distinctly acid with 20 drops of
concentrated acetic acid and then shaken and cooled in a current of water. To the
liquid, thus cooled, are added 10 c.c. of 20% neutral lead acetate solution and, after
standing for half an hour, the excess of lead is removed by means of 20 c.c. of a solu-
tion prepared by mixing equal volumes of 20% sodium sulphate and 20% sodium
phosphate solutions. The precipitate formed is allowed to settle and the liquid then
filtered, the filtrate being acidified with phosphoric acid and used for the detection
of saccharin as above. For quantitative determination, definite volumes are employed.

